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ftocess for tiie Piepaiaiion of Emiflsifiers for Ointment Base ComposWons 



We. Dhhydag Deutsche HvpMffiwaK 
GmbH., a German Company, of 67, Henlccl- 
sttasse. Dusseldorf. Gennany, do fl««>y^S!* 
dare tiic invention, for wMch we I^y 
5 a jpatcnt may be graiitod to the 
me^od by wMch it is to be peif OTwd. to 
be particularly described in and by the 
foHowing statement: — 

This invention relates to a laoccss the 
10 production of emnlsjflers for ointmiait bases. 
The present invention provides a ccnnpoai- 
tion for an ointment base whidi contoins a 
mixed est«r from a pentaerythntol-<h-£atty 
add ester and a dtric add-di-fatty alcohol 
15 ester in the molar ratio 1:1. lliese com- 
positions are distinguished by bemg odoitt- 
kss and having a hi^ steady watw-bmding 

to" been found ithat specially valuable 
20 products with the above^esaibed valuable 
Properties arc obtwned when mixed ester 
woducts which possess UpopMic residues 
imuhancously w&i both the polybasic citac 
add residue and the polyhytoc alcohc^ 
25 residue are prepared by ajestcrifi^cm pro- 
cess under an inert gas. Those products are 
narticularly advantageous which are deny wl 
torn pentaerythritol as the polyhydnc 

30 ^^e particular technical value of the com- 
positions prepared according to the process 
of the invention rests not only on their 
structure and the advantages resulting there- 
from, but also on the ease of {Mroduction. it 

35 is known that the preparation of atnc amd 
esters by the usual esterification mefhods 
causes difficulties, since the dtnc acid oti 
relatively long heating is converted parfly 
into unsaturated aomitic aad with ^httmg 

40 off of water wludi leads to troubleswnc 
resinous compounds in tiie further course of 
the reaction. ^ . 

The surprising discovery haa now been 

(Price 4s. 6d.] 



made tiiat these difficulues may be avoided 
if aoueous dtric add is used for the 45 
esterffication. Ilie use of an aqueous owa- 
ponwit in the esterification proless is entirely 
contrary to the usual cuBtrans, smce it nor- 
matty causes a delay in tiie<^8e^^ r«aj> 
tion and tiieref ore favours side r^ons, Iflc w 
esterification is carried out by f^.^.^ 
given -fath^ alcohol, heated at 140-170 

die most part at 160X.. and under a 
pressure of about 25 mm Hg. only as much 
^ous dtric add as reacts sunultancously 55 
with the alcohol. Every side reacUon and 
consequently resinification is prev^ted by 
therapid esterification and a saUsfactoiy 
li^t-coloured esterification product is 
obtained. ^ ^ 

The preparation of tiie second esterifi- 
cation ^oduct. tiie pcntaerytiintol di-fatty 
add ester, takes place by tiie usual process, 
in whidi case preferenw is giv^ to tte 
Moduction by inter-estenficatmn of a fetty 05 
^d metiiyl ester, since in this way cspca^y 
hght-coloured i^oducts witii an aad value 
below 1 are obtained. 

Examines of tiie preparation of the penta- 
erytiiritol di-fatty add <»tef Jn<d^^ . 

0 136 kg pentaerytiint(d ^^,^7q ^* 
coconut fatty add metiiyl ^ and 1.8 Xg. 
sodium metiiylate as esterification catalyst 
are placed in an agitator, 

T^ contents of tiie apparato are h^y 
heated witii stirring. At approxnnatdy 70 U. 
metiiyl alcohol is distilled from tiie reaction 
mixture. When no further metiiyl alcoh^ ts 
distilled ovor tiie final residue of al^wi .^J 
removed in vacuo After ^ 
number has dropped below 2 and tiie estenfl- 
cation is oonduded. 

fri) 100 kg coamut fat^ aad are em- 
ployed. Witii stirring there are add^; 31 kg 
LnWhiitol. 200 kg 50%8oda lye as 85 
Sttifijition catalyst Estittification is 
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rift»C and ^ 
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Catalysts aie "J^'picsaat ^^^-j en»"J»- 



^obtainable 

able P*oP*^?t« fltodttced *^r?^je being 
tbc e^'W^t of '^^^ v<a^' 
standing. at about 50 <-^^daably 
« Isoedally likewise. <»^" jaigp 

better a^^.'^^ttt 

Bioierapidly;^^ »»«°!SSS8 obtained 
n^ . A Tiad© Ma*^ ^Irto and ^ 



r.aht in colour.. nasj- ^ go to p. 

t'^' • bright of citric a«d d^ 

ester from 0» pjessoie of ^.wO'C 

S^iSreto *e product 
and a tem^^ of the r«^^on is 

tmtil U»» ^f"*! iSer the . e^Sd ^ os 
Ues below ggter » blMw 95 
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TSi bomog^^o^.'St^ed ""^^ 
cool. An <n»u" abso^o? ^ ^^on 
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citric add-di-Ouerbet alcoltd (C^) ester and 
pentaeryfbritol-distearic add ester, dtdc 
add-dioctadecanediol ester and penta- 
erytiiritol-di-coconut oil fatty add ester. 

5 dtric acid-dioctadecanediol ester and penta- 
erythritd-distearic add ester» dtric add- 
didodecyl ester and pentaeiylMtol-dicoca- 
nut oil f any add ester. 
Among all the dtiic add mixed esters 

10 spedfied, the ouxed ester from dtiic add« 
moctadecyl (stear^^ estw and penta- 
erythritol-di-cocomxt cH fritty add ester is 
most suitable f ox nse as an emniaififlr in 
ointment bases. 

15 WHAT WE CLAIM IS:— 

1. A process for the preparatira of 
emuBiflers for ointmoit bases m which a 
mixed ester is prepared by an est^ification 
process under an inert gas trcHn a dtric add- 

20 di-fatty alcoh<^ ester, prepared by estedfi- 
cation of a fatty akxAxA wifh aqueous dtdc 



acid, and a paitaerythritol-di-fotly add i 
in the molar ratio of 1 : 1. 

2. A pcooess as daimed in claim 1 it 
whidi the dtric add-di-fatty alcobol estei 25 
is dtric add-dioctadec^I (stc^txj^ ester. 

3. A process as daimed in any preceding 
daim in which the pentaerytibtxtol-di-fat^ 
add ester is peataerythrito} di-coooont ou 
Catty add ester. 30 

4. A process for the pre^oation of dnt- 
ment bases substantially as nerdnb^ore de- 
scribed with refeienoe to the Bxamples. 

5. Enralsifim for dntmedit bases when 
preparedby thepnKeBBof any tmaof daims 35 

1 to 3. . . ^ 

6. Ointments containing the emuifflflers 
daimed in daim S. 
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